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DATE Ju]y 16, 1985

SUBJECT:QA Review Dioxin; Armour Creek

Case No. 4603-1, DCO15301-4 0 R I G ‘ N A L

From  John Austin (3ES21) /A
Chemist s (red)

10 John Ruggero {3ES11)

THRU: Patricia J. Krantz (3ES20)
DPOQA

The samples DCO15301-0C015304 were successfully analyzed for
2,3,7,8-TC00. Each sample resuit is annotated with a "V" to
indicate that the results have been verified according to standard
Region [I Dioxin Quality Assurance Review (see attachment 1}.
The verified results are attached.

cc: Jack Wolf, West Virginia DNR

RECEZIVED
JUL 22 1985
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OR.GINAL

ATTACHMENT #1 (l’ed)

The quality assurance raview performed on each data package consists of
a review of all calibrations, jon ratios, column performance checks,
duplicate precision, surrogate recoveries and a recalculation of all
findings.

Isotope dilution selected ion mass spectrometry was used to test for
the presence of 2,3,7,8-TCDD. In order for a result to be reported
as dioxin, each of the following criteria had to be met:

1. Retention time (at maximum peak height) of the sample component must
be within 3 seconds of the retention time of the 13Cy»-2,3,7,8-TCDD.

2. The integrated ion currents detected for wm/z 2%7, 320 and 322 must
maximize simultaneously.

3. The integrated ion current for each analyte anrd surrogate compound

ion (m/z 257, 320, 322, and 328) must be at least 2.5 times background

noise and must not have saturated the detector; internal standard
jons (m/z 332 and 334) must be at least 10 times background and must
not have saturated the detector,

4. Abundance of integrated ion counts detected for m/z 320 must be >67%
and <87% of integrated ion counts detected for m/z 322,

[f any of the above ¢riteria were not met, the result was not reported as
dioxin but flagged with the qualifier "EM", representing the estimated
maximum possible concentration, and a foot note to the failed criteria.

For samples in which no unlabeled 2,3,7,8-TCDD was detected, the estimated
minimum detectable concentration, which is the concentration required to

produce a signal with area (or peak height) of 2.5 times the background
signal area {or peak height), was reported.
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CASE: 4693-1

ORIGINAL

FDRM B-3 CONTINUING CALIBRATIDN SUMMARY

PEAK AREA {OR HEIGHT)

INST SOL.

1] Bale TINE ) 320

EEEXETEE

-

322

HEAS.
RF
NATIVE

5  1MES 15:05 P 338432

428912

5 198BS 16:46  CC! 29175 SIN!

3 1/9/85 2300 P 349768

Spivtion 1D Cooes:
= Ferforesance theck solutch

= foncentratior calibration sciut:on
Lo = Concentrat:on calsbratior sclution

Conzentratiar calisrstion sclutson
Loncentration calibratior selution

[ N}

Conzentration calidratior soietion #7

L — o
- . - -
Te o

LI LR T L 1

§31952

i ngo el

ngoal
ng/al
no/Ai

0,0 ng el

322527 1118010 1429450
311156 2056810 2580820
STTTS 1132290 1413420

)

1.4




ORIGINAL

FORM B-2 INITIAL CALIBRATION SUNNARY (r ed)

PEAK AREA (OR HEIGHT) MERS.  MEAN  MEAS.  WEAN  TCDD
INST SOL. - - W R RF W ISHERS
I DATE TIE ID 320 322 323 38 332 3 NATIVE MATIVE  SURR.  SURR. RESOLUT'NS

S O10/17/84 0332 PC 21848 3B2% 6140 31192 eeSB BIWE 0 - - LO2 091
51017/ 22:23 (01 55200 TeMB -~ A2576  318B0B 391376 0.9 0.88 0.9 095 -
5 10/18/84  10:49 CCI 40000  SA240 - 31288 241680 29424 0,88  0.88  0.%  0.95 -
5 10/18/84 16:20 €Lt 2034 23936 -~ 720 115912 M9312 0,83 0.88  0.91 095 -
5 10/1B/B4  06:15 CC2 303552 39304 —  B9IB4 I A0LTO4 0.9 0.9 0.9 09T -
S O10/tB/84  11:25 C02 315328 AGAdd  -- 235 32844 3WS0 0.9 0.9 LO2 097 -
S 10/18/84 17:28 CC2 {1839 I75136  --  3744B (G928 179048 0.7 0.9T 092 097 -
_M0AT/BY 2347 LTI M0S3R0 1720 - 1ASATZ 29092 3807e6 097 098 0.W 097 -
§ 10/18/84  13:34 CC3 1180000 1439330 - L15%20 239680 292016 0.9 0.9 097 0.97 -
S 10/18/B4 18:07 CC3 1178050 1476680 -- 116592 237551 298046 0.9 0.9  0.% 097 -
S 10/19/B4 10:00 CCA AISI310 5084410 - 0976 20840 2673735 0.97 L0 - == -
S 10/19/B4 10:45  CCA 2660570 3338030 -~ 29344 12B40B 163976 1.02 L0 == == =
S 10/19/84  15:28  CCS 3I7BATG 39509 -~ 30920 155760 193858 102 100 - - -
S O10/19/B4 13:42 CCS 5299900 eADSSIG - 59528 132408 169568 0.97 0.9 - - -
S O10/19/B4 1418 COS 4573930 TRNOSIC -- 70312 1eMeSH 208176 098 099 - - -
S 10/0%/88  1GST OO 47960 SBOPESG -+ 492 LIAMG LM2e0 102 0% - - e

OVERALL AVERRBE  0.% 0.9

OVERALL RSD 9.2 .4

Solution IU Codec:

e e e e

PC = Perforaance theck solution

CCt = Loncentration calibration solution 81 = 0. ng/al
€C2 = Concentration calibration solution 42 = 1.0 ng/al
CCY = Conzentration calibration solution 82 = 3.0 ng/al
UC4 = Concentration calibration solution ¥4 = 20.0 ng/md
CC% = Concentraticn calibration solution 45 = 40.0 ng/al



LAB: COMPUCHEM LABORATORLES, iNC. FORW B-1.  TCOD DATA KEFUKT FORM REPORT DATE; RN
CASE MO,  4603-1 COLUNN: CF 5L 88

6L/NS ANALYSIS
EPA [N EXTRA ALIBUOT #PB 1D -------v--mn-ee REL. 1DM ABUND INTEBRATED PEAK RHEA OR HEJGHT
SAWPLE SAWPLE  ENTR'N CLEAN WET NI, -------we- INSTR.  mmeemmeeeeees FPY SURKDBATE - ---=ms - oo
M. ¥O. DATE WP (GRANS) MEAS. D.L. 1D DATE TIME 3200322 332334 MEAS. L alCY o 3 231 32Bre 332 34 [ubnbn1S
] 2336 1-9-85 Y00 W 0.0 5 165 1A - w19 L8 18 - -- -~ 85272 770448 976832 Vv
BLOISIO 23325 7-9-B5 LN U S N -- 3 N9 1828 0.n .78 021 120 120260 100284 37SG2 321570 A07380  775aN9 v
BCOISI0L 23333 1-9-85 Y 1.0 w 825 % NWES 1% -- 076 L6 Lk - -- -- 10B2% 09820 w0V
OCOISIM & 2330 7-9-83 ¥ e LN -— & MWAES 1Y el 0.78 L2129 97255 1173080 2200%10 28I V7
L0502 23341 7-9-85 Y 0.0 W 0.10 5 WES 1Y -- .77 L 1 94y -- - 237968 4507 S76232 V1
O3 238 76 Y 1.0 WD 0.18 5 /985 .28 -- 078 13 1S - -- -- 98448 197098 4990 TV
N FE .Sﬂnp!(, T:V. f,67

L“"ﬁ's vt 4 vailable

f8 = REAGENT BLANK FB =FIELD BLank
P = PAKTIAL SCAN/ CONFIRMATORY ANALYSIS K& = K0T DETECTED
N = BATIVE TCDD SPIKE/FORTIFIED FIELD BLANK DL = DETECTION LInlI

D = BUPLICATE

HCORRECTED FOR CONTRIBUTION BY NATIVE TLDD; 0.9L OF a/z 322 SUBTRACTED.
BHELGHT USED

(pay)
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